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2/4 - (C) FILE CAPLUS 

STN CA Caesar accession number : 1847 
AN - 1998:314710 CAPLUS 
DM - 129:41126 

TI - Preparation of pyrazoles and their use as herbicides 
IN - Kubota, Mineyuki ; Yamamoto, Koji 
PA | - Idemitsu Kosan Co . , Ltd., Japan 
SO - Jpn. Kokai Tokkyo Koho, 2 4 pp. 

CODEN: JKXXAF 
DT .- Patent 
LA - Japanese 
FAN.CNT 1 

PATENT NO. KIND DATE APPLICATION NO. DATE 

PN - JP10130267 A 19980519 JP 1996-291509 19961101 

OS - MARPAT 129:41126 

AB - Pyrazoles I [Rl = Cl-4 alkyl, C2-4 (halo ) alkenyl ; R2 = H, Cl-4 
(halo)alkyl, C2-4 alkoxyalkyl; X = Cl-4 (halo)alkyl, C2-4 
alkoxyalkyl, halo, Cl-4 (halo) alkoxy , etc.; p = 0-3; Z = O, SOr , NR3 
(where r = 0-2; R3 = H, Cl-4 (halo)alkyl, Cl-4 (halo) alkylsulf onyl , 
Cl-4 alkylcarbonyl) ; Q - H, AB; A i S02 , CO, CR4R5CO, CR4R5 (where 
R4, R5 = H, Cl-4 alkyl); B = Cl-12 alkyl, C3-10 cycloalkyl, 
(un) substituted Ph; D = Cl-3 (un)s^itd. alkylene; Y = O, Cl-4 
(halo) alkyl, C2-4 alkoxyalkyl, etc.; m = 0-6; n = 0-2] or their 
) salts are prepd. 6 , 9-Dimethyl-7- ( 1 ' -ethylpyrazol-5 ■ -yl ) oxycarbonyl- 

1, 5-benzothiazepin-4-one was treated with acetone cyaxiohydrin and 
Et3N in MeCN at room temp . for 1 day to give 81% 
6, 9-dimethyl-7- ( 1 1 -ethyl-5 1 -hydroxypyrazol-4 1 -yl) carbonyl-1 , 5- 
benzothiazepin-4-one, which at 300 g/ha showed good herbicidal 
activity . 

IT - 208262-96-8P 208263-06-3P 

RL: AGR (Agricultural use) ; BAC (Biological activity or 

effector, except adverse) ; SPN (Synthetic preparation) ; BIOL 
(Biological study); PREP (Preparation); USES (Uses) 
(prepn. of pyrazoles as herbicides) 
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[0 0 6 6] — (ii) -e^^^5^#U5^^5^^ffif^>5*>x nfc^u^m 
xfrv, ^oYo^^wio^ztcigts^ijg^i^ttv^^yl (=o) 
-cfes-fb^ (iib) rau a^o^-cKagpr^-efesds, M^f^Tiao^-fe-e^-r 

[0 0 6 7] 
Iftl6] 



<•> (f) V, (9> 



00 (Mb) 



I, Ha ltt^pyy^, t «:0~2 (Dlg^c^U X % R 3 jo J; Xf p f*SulB £ IrI C"C 
^ 7 — — Ag5£ (f) t^^^f^i^, ^J^f^TK^t;^ h y <7-^ tKSMIs 

^jsh&s&'K muteis^mm&mxRfcisitZ)^ t^«t t> , — ^ (g) -c*£tis 

li*Kt5ri:/i<, (f) M^fTfc, -fb^ (g) 

So 

[0 0 6 8] {7U -tvI^ 77yS^Ig> _h|5^fbSi^XST^#b^fc— jK5£ 

(g) t^$ns^y/f7v?y- 3 -^^f^^LT. 7y- f/v^^yy^^ 
&fto zbizLXV , (h) -c^^tbS^ife^MKo r©7y-f^77ys 

istt— «tn «t < &bfifcRfcx*& K> . sfS^ft iff*, m^-t rmmmtmn m. 1 4 , 

^■^^(D^^^II, 7 9 9^ (%W) J ft^^f¥b<IB«$tt-C33«9, r 

[oo69] (dr^sjfcxm) ±S57 y -tvi^ 7 7 ^s/^xm-e#bn^ 

— jKS: (h) X^tsti&it&mcttVX, *>y5ifc&ft? rtia^ — fl£5£ (II 
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m. Chem. Soc. '(Wt— TvW • • • 7^ y # ^ tf/U • y^-=^T 

4) J I6 6i, 1161 2^<— (1 9 4 4^) *3«fcU^IU^7 3 |g 3 8 0 3 
(195l¥) }-f¥U<f5*fe^n-C*5'9 , mfctfco-cff 5 r tds-c#5 0 

[0070] #cm, #38W<£>— ^ (i) -e^^ns >^2*#<£>#J^ si, 

[0 0 7 1 ] 



t 7 V - ;v B • * 


*= & 


flt 3© 5* 




6, 9-S>**7b-7- (1' - 

— ;i/-4' ->f^) jtj/psjtn/i,- 
1, 5 -^>y^7'-ee:>- 4 - 


Et CH 3 


1 


s, 9-^/^;v-7- (I' - 
l, 5— <W^r-tf t:>-4- 


O CH 3 h 0 
Et CH 3 O a 


2 


6, 9-^^^;u-7- O' - 


a VPr 


3 


5, 6, 9-h >;^;V-7- 

vt^y-^- 4' — oi/) * 


OH T $ 
Et CH 3 


4 


[0 0 7 2] 
[*2] 


e ^ y - /v i # ft 


ft ¥ & 


$5 let j£ 




5, 6, 9-h';/^-7- 
(1' -xf;i/-5' -n-7D 

-4' — f A) *;v#-;i<- l , 


* O To 


5 
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\J ^ y y j / \u s -x /j y 


n-Pr 




5, 6, 9- h 

-4' ->f ;i0 *;i/^-;v- l , 
tr^-4-a-> 


O CH 3 CH 3o 

Q 

CH 3 


6 


5, 6, 9- h »;/^;i/-7- 
;i/-4' 

1, 5 — ^W*rtft:v-4- 


O CH 3 CH 3o 

Et 1 ' . . 

*® 


7 


6-?PD-9-^fj|/-7- 
>-4-*> 


Et ' oh T^s^ 

Et CH 3 


8 


[0 0 7 3] 
[*3] 


^3 






*j - )\> m m & 




A: ¥ & 


m & -a 




*>tr^y— ;i/-4' --f ^ 
>-4-;*> 


Ft OH T 
Et CI 


9 


-5' -n-:/n/t>x;i/*— >>1/ 
*^>t7V- ;i/-4' -<Oi/) 
£;t/7K-;i/~ i , 4-^W^r 
V>-3-;t> 


a' 2 

n-Pr 


1 0 


^^l/TK-^-4-^^- 1 , 4 


O CI CH 3 
Et ^ V 

n-Pr 


1 1 
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B-^DD-8- (1' -JC^V 

-5' -n-7D^>^;^-ji/ 
a-*->e^— ;i/-4' —OP) 
;fc;V#-,/l/-4-a^;V- 1 , 4 


Et -.2 

n-Pr 


1 2 



[0 0 7 4] #*5, ^^-^V^T, EtlJxf/l'M, n-P rftn-^ntVl'I^ 
[0 0 7 5] 

[oo76] m^mmm i ) 

6 — ^/WJj?df-^W— 8 — ^ n n— 5 — t^fls*?-*? n — 4 — 1 - 1 ) 3 - 

(2-^pp-4 - m h=3rvo&^/K;=:/U- 5 -^f-;^7x=;Vft) \f^r^W.(D^ 
^4, - W;Hif^5 3. 7g (231mmo 1) , 

"7A37. Og (1. 1^*, 2 6 8mmol) fcit/DMF 2 1 5m 1 ^^/i^i 
Cilfit 3 - ^ ^ F t'tVi 2 3 . 4ml (1. IMS*, 2 6 8mmol) & 
Itfcf, 1 2 0-1 2 5°CT-2H#P^2 O^MJf^bTco &<J5 0°C{d?£:fePU 

"7" h y ?A±^JIb7t 0 i&j&&«JE@3sU 3- (2-^nn-4-xR^/H 
— yv- 5 ^7^:7^—71^^) 7°nt°^-^^5 0. 4g (iR^ 6 0 %) &rt#fc 0 

[0 0 7 7] 'H-NMRppm (CDC 1 3% TMS) : 5 1. 39 (3H, t) , 2. 58 

(3H, s) , 2. 91 (2H, t) , 3. 26 (2H, t) , 4. 34 (2H, q) , 7. 08 (1H, s) , 7. 92 (1H, s) 1 - 2 ) 8 - ^ p 
p - 6 - ji h=fr vofr/l^—yU- 5 —t^jV^itrV p^ V- 4 -^^cD^fife 8 0 ~ 8 5 °C 
t^P?aLfc2 0lt%P 2 O 5 ^/K!j V isWtl 67gil3- (2-^pd-4-x b 

S^/UxJ?— yu— 5 f;V7x- yl^^^-) 7^0^14 7. 7g ( 1 5 7 mm o 1 ) 

»^fc#, i ^2 0 5>w»^#b7c o ^ia*-csfe^, 50£«££^g£-7- h y -7 

A191g (1. 80mol) izkfcHfc*^*., ^UX^m^ h U ?-M*f3:f3f$g#H- 

5 * bfc ^m^-e 2 mtttib l, h y # A7k*g$>-i? 2 hk zK-e 2 m, 
ssfn&ifofc-c 1 ma^u M7Mwt-r h y p A_h-c^bfc 0 mmzmfc^^L-, 8 - 

^ n p - 6 - x bdf->*/i/^=;U- 5 - ^ f^f-^"^ p vy- 4 - 4 1 . 3 g (lR 

$85 %) <M#7t 0 

[0 0 7 8] ! H-NMRppm (CDC1 3 , TMS) : 5 1. 38 (3H, t) , 2. 58 

(3H, s) , 2. 9-3. 1 (2H, m) , 3. 3-3. 5 (2H, ra) , 4. 34 (2H, q) , 7. 81 (1H, s) 1-3) 6-77 7l^=frv^ 
A — 8-^pp-5 - ^f;^^P^y - 4 - tVCM 8-^P p - 6 - ji b^is 
i7/V-xK^7^-5-^^-/^^^-^P-^^-4-^-^2. Og (7. Ommol) £r@£g| 1 
0 m 1 \z.mi>* U 4 N 10ml &]]UZ-X 5 I^K*P#ft3gj5fE b/c G 

RfcmWiZTkmi 0 0m 1 -c#3RU ^ffibfc@{fc£M^/i'-CJ4l±5b/-Co fiSfd 

^m6tK3H^ h y vj*frt&mx^mnfr(b#/i'#>wti$Lft&ttam\s. 7km%5mm%mm 

fe@M®6 —-^jVi^^r^fV— - 5 ^As^^r? wis— 4 -^-^ 1 . 6 

g mm 9 0 %) ^#fco 

[0 0 7 9] mp. : 190. 0~191. 8 °C ! H- NM R p p m (Ti? h d gx 

TMS) : 6 2.63C3H, s),3.01-3. H(2H,m),3.31-3.42(2H,nO,7.90(lH,s) 

2) 
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N-^^fMM7^ K4 0 0ral|l7 0 fi*%7K^b^ MI>>A47g (607m 
mol) ioir>*h^xy2 0 0ml^D^ 2 BtP^PIf&iltfft Loo|rt c£>zk^£@* L 
fc 0 ^^-^©MtfS 10 0 °Cf4i5t TMST LfdH#^-C\ 4 - ^ o ^E— 2 , 5 - v> 
^f/^Mx^5 4g (2 10mmol) SrAPxi, l^ljfitCT 6 B#Ph1^J£ £-&7t, 
^jfi*-C^*P^ N 7^y/H4 2ral (6 0 7mmol) ?r!TL, i^V^hyx^ 
7;y84ml (607 mm o 1 ) £?j§T Lfc^Ml-MJ-T^ 1 0 fflfflfrlsfto -ti5 

HI, ft^tn — ^E-fyei HJifei^U Tk+SSr 1 2N^7h^^i ^^-fbLfdo #r 

3 4. 3 g 5 8 %) <M#fc 0 

[0 0 8 0] 1 H — NMR p pm (CDC 1 3% TMS) : 8 1. 35(3H, t), 2. 29 

(3H, s) , 2. 55 (3H, s) , 2. 72 (2H, t) , 3. 30 (2H, t) , 4. 30 (2H, q) , 7. 25 (1H, s) , 7. 71 (1H, s) 2 - 
2) 6 -J- b^ry^^^=--fV- 5, 8-v ? ^^-/V^^-^P-^>-4-^-V(^^-^ 2 Ofi 
i%P 2 O 5 ^fj|?!;!;yill0 0g|I3- (4 -31 hdrSO&^tff — )V— 2, 5-v^^f- 

/P7x^f^) /nt°tyt2 1. 5g (64mmol) SrjSjPx., ^SJdTi^fn L/c 
^4 0°C-C2B#P H ^P^#L/c o #cMK K^^7KtK^^^^P^, g^H^^/p-Ctt 

tb U ^wm* i h y y J*fcm&-? 2 0, i&^-CTfc-e 2 0. g&fn^&Tk-e 

Mikity) 14. 6 g mm 8 6 %) 3r#7c 0 
[0 0 8 1 ] 'H-NMRppm (CDC 1 3 . TMS) : 6 1. 39 (3H, t) , 2. 30 
(3H, s) , 2. 64 (3H, s) , 2. 9-3. 4 (4H, m) , 4. 35 (2H, q) , 7. 56 (1H, s) (##Mit#iJ 3 ) 

5-^pp-6 - 3i b^ci/ti^yS—Ji'- 8 J-sv^Jr? Pvy- 4 -tXDMit 
1 - 1 fCiottSaiSil^-efoS 4-/o^- 2, 5 - i^^^^MWrWt=^f-^<D 
ftt>V \Z4 -zfu*:- 6-^nn-m- b^4 J^^sV&m V^^^tt#%3SJ5a^J 
l-l*3«tt^l-2t |RHaS#Jftf££?TV\ £SM^#>£r#*l 0 
[0 0 8 2] 1 H — NMR p p m (CDC1 3 , TMS) : 8 1. 39 (3H, t) , 2. 28 

(3H, s), 2. 9-3.4 (4H,m), 4.37 (2H, q) , 7.47 (1H, s) (SBgHMJ 1 ) 1 1-1) Jr* 

i/Mt 5 . 8 -v^ ^vU — 6 — 31 h ^v'^/Vdf^ fr^Jr? d^ry— 4 — 3 . 2g 

(1 2mmo 1 ) ^roi^y— (3 : 1 v/v) 50ml ic:|§7)>L, t Kn^f-^U 
T?^H1£2. Og (2. 4eq, 2 9 mm o 1 ) i: H^^" h V V A 3 . Og (3. 
Oeq, 3 6mmol) &J)Ux.^ 4 H#PflMUS#?E Lfc c ®&S&T^ TklOOml^O 

^ mamm-r b y ^^w*b7t 0 nhfi-itM^m^wm^^/ 

n-^fy^?)SilS^$-frt, 5, 8 - v 5 ^ ^-/V- 6 -3i h dri/i7/^— 4 - t 
Fo*W5;Wn7y3. lg 9 2 %) ^#/c 0 

[0 0 8 3] 1 H — NMRp pm (CDC1 3 , TMS) : 6 1. 39 (t, 3H) , 2. 31 

(s, 3H) , 2. 62 (s, 3H) , 2. 80-3. 00 (m, 2H) , 3. 10-3. 30 (m, 2H) , 4. 35 (q, 2H) , 7. 56 (s, 1H) 1-2) 
^ivyg£5, 8-v^^v^- 6—31 V^-\yti/V7^^jV- 4 - t Kn^W 
^-i7n-^^2. 9g (lOmmol) £ jK D y 3 0 g (D^H^ 1 0 O^cDjft^cf 3 

I^itSritJ:^ 6, 9 -v^^Vl^- 7-3i A— l , 5-^<^ 

y^Tif t°>-- 4 2 . 4 g (IR^ 8 3 %) £r#fc 0 

[0 0 8 4] 'H-NMRppm (CDC 1 3 , TMS) : 8 1. 40 (t, 3H) , 2. 42 

(s, 3H) , 2. 53 (s, 3H) , 2. 53 (t, 2H) , 3. 38 (t, 2H) , 4. 38 (q, 2H) , 7. 59 (s, 1H) , 8. 33 (bs, 1H) 1 - 
3J_JP^J|6, 9 -v^ 7 -3i hdf-^/P/Jfn/V- 1 , 5 -^<^y ^Tif t° 

y-4-tV2. 3 g (8. 3mmo 1 ) /^-tR (3 : 1 v/v) 50ml 

ici^^^L, 7K^{b^7 y ^Ao. 55 g^*p^. 4 0°c-e5^raip^#bfc o SJSJ^T 
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*5 Om 1 &l)Qx.X&2mp* ?^X7km&tfc&Ltc 0 TKJBjflgMfcgrC^fQ U K 

9 - v 5 ^ ^vU- 7 -t) ;V-&^-s?V- 1 , 5 -^<^y^Tif 4 -^-^ 1 . 7 g 

$83 %) ^#fc c 

[0 0 8 5] 1 H — NMR p p m (Tirh^-dg, TMS) : 6 2. 48 (t, 3H) , 2. 53 

(2s, 6H) , 3. 39 (t, 2H) , 7. 69 (s, 1H) 1-4) ^^Mt 6 , 9 - ^ ^/V - 7 - 7J /Vtff > 
JV-1, 5-^f7f 80g (3. 2mmol) ^^^nn^ 
^yiOmll^U l -xf-/l/- 5 - t Ko f 7 )/-^0 . 40 g (1. 1 

e q, 3. 6mmol) „ N, N — i/i/? u^^is/V-ft >M 5 KO. 80g (1. 
2eq, 3. 9 mm o 1 ) ^ifiT? 1 0 fWj£#Lfc„ ^<D^ ^M3£r5il§^£ 

r£fcl<fc»9, 6, 9-v?^tVI'-7- (1' -xf/>-^7^-;l/-5' ^ 
i^ypj^yv- l, 5 -^Oy'^-Tif t 0 ^- 4-^-^1 . lg (iRajs l 0 0 %) §r# 

[0 0 8 6] 'H-NMR P P m (CDClj, TMS) : 5 1. 46 (t, 3H) , 2. 54 

(t, 2H) , 2. 60 (2s, 6H) , 3. 43 (t, 2H) ,4.11 (q, 2H) , 6. 21 (d, 1H) , 7. 49 (d, 1H) , 7. 84 (s, 1H) 1 - 
5) <EfeJ£jfc 6. 9 -v^^/^-7- (1' t°yy— JV- 5' --T/V) ^ 

So&/Vtf? — yl'- 1 , 5 -^<^y^Tif fc°V- 4-^-^1. lg (3. 2mmol) £T 
th=h!);H0mll:^U h y ^^vUT 5 >-() . 64g (2. Oeq, 6. 3m 
mo 1) N T-trh^v-T^t Ky >-3i8£rAq£. % Sfi-Cl BWBH^bfco S/£*£T$L 

mv$m^-r v v^^mmxmmi^. mt^^-^>x7Km^^vtc 0 tks^2% 
mmx^ai,. mm^^x^ta l/c 0 «s£i^p^7KTift#^ MzkasH- h y 

•>A-C3£gfeU iIS:S*tSr £fc:«fc 9, 6, 9-^^vV-7- U' -ac^vi— 
5' -t Ko ;3 r^t 0 7y J -^-4' — -f/V) ^771^^-/^-1, 5 -^^y^Ti? \f^- 
4-^-^0. 8 9g 0R^8 1%) 2r#7c 0 

[0 0 8 7] 'H-NMRppra (Tirh>-d 6 , TMS) : 5 1. 40 (t, 3H) , 2. 33 

(s, 3H) , 2. 49 (t, 2H) , 2. 55 (s, 3H) , 3. 39 (t, 2H) , 4. 05 (q, 2H) , 7. 33 (s, 1H) , 7. 41 (s, 1H) I R 

(K B r ) : 3100, 3000, 1720, 1645, 1410, 895cm" 1 2 ) ik&tfa 2 MtMMMM 

lTl#^n/c6, 9-vM^^-7- (1' -ol^/1,-5' - t Ka y— jU- 

4' ^/l^^/V- 1 , 5 --<>y^Tif fcfV- 4 -^->0. 5 2g (1. 5 m 

mol) &t^3. Omlli^U 3 0 %ii®Hb7.k5ffzMM 0 . 35ml (2. 0 
eq, 3. lmmol) 7 0 tt" 2 B#fHWP#ft}f# Lfc 0 K/fcl&T^ 7K 1 0 m 

■y-^faibW^BBZ&X, 6, 9-v^tv^-7- (l' -aif-jV—S' -tKn^-v't 8 
7 , /--'V-4' — 'f/V) tu^=-J^-\, 5 -^^y'^Tif 4 -^->^- 1 , 1 — 

v 5 ^-^ ^ k 0 . 3 6 g Olrt 6 3 %) £r#7t 0 

[0 0 8 8] 'H-NMRppm (T-feh^-dg N TMS) : 8 1. 26 (t, 3H) , 2. 28 

(s, 3H) , 2. 55 (t, 2H) , 2. 59 (s, 3H) , 3. 68 (t, 2H) , 3. 91 (q, 2H) , 7. 05 (s, 1H) , 7. 25 (s, 1H) I R 

(KB r) : 3250,3000, 1695, 1630, 1440, 1320, 1 185, 870cnf 1 m p . 113-117°C (SiigHifi 

5' -t KP^->t°7y'^-4' -^7^) #7V/tf— /P- l , 5 -^^y'^-Tif tr^— 
4-^-^0. llg (O. 3 2mmol) &mt* ^ 2 m 1 iZfeM U $cV ^T^lfe 
7jy<72»0. 06g (0. 4 3mmol) £r7K 2 m I \ZL&f& ItJQi, ^fbfCn-^n 
/N°y^;l/*x^^a!) KO. 09 g (O. 6 3 mm o 1 ) t ££/ft^^ h V ^^s^T 

tlfc&J/l'&i/V *^>*7A^ n-^ 7^— xmUL, 6, 9 -i?^f-/U-7 - 

(1' -:n<7vv-5' - n - /n/^y^;l/*-;^^v't 0 7 71^- 4' — -Y/U) 
jjf^w-i, 5 -^^y'^Tif t°^- 4 -^-XO. 14g (1K$9 7%) ^r#/c 0 
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[0 0 8 9] 'H-NMRpA (CDC1 3 , TMS) : 5 1. lfij^BH), 1. 52 

(t, 3H) , 2. 00-2. 30 (m, 2H) , 2.Ws, 3H) , 2. 54 (t, 2H) , 2. 54 (s, 3H) , 3.Wt, 2H) , 3. 60-3. 85 
(m, 2H) , 4. 23 (q, 2H) , 7. 19 (s, 1H) , 7. 51 (s, 1H) , 8. 70 (bs, 1H) I R (K Br) : 

3500, 3000, 1695, 1460, 1400, 1 195cnf 1 (M&MMW 4 ) it^^O 4 4 - 1 ) TA^fr/Wfc 6 0 
MM%7K^t-T hV C7AO. 14g (2. Oeq, 3. 5 mm o 1 ) £N, N-^f 
;V^A7^ K2mlC^t^^ 7K^T-C6, 9 - i?t f-jV- 7 h =fr x/jj/Vtf— 
yl — 1 , 5 -^yyfr-^ t p >-4-^->0. 4 9g (1. Smmol) £*P*.fc:, 

lR#IHMf£#U 7M!Stf>$B£flMXSofc^ 3 ^t^^vl-0. 22ml (2. Oe 
q, 3. 5mmol) ^AD^L, 1 H#BBjfc# Lfc 0 SJ&*tT^ SJSI^^l Oml 

kup^-c, mm^^x^tavtc 0 ^mm^ma^^xm^, mfctim-r h v v j± 

JWKU 5, 6, 9- h y 7 -J: h^^/UTl?— 7V- 1 , 5--<^y^Tift° 

4-^-^0. 44 g (lfc^8 6%) £#fc 0 
[0 0 9 0] 'H-NMRppm (CDC 1 ^ TMS) : 6 1. 41 (t, 3H) , 2. 47 
(s, 3H),2. 53 (s, 3H),2. 53 (t, 2H) , 3. 13 (s, 3H) , 3. 27 (t, 2H) , 4. 39 (q, 2H) , 7. 70 (s, 1H) 4 - 

/V- 1 , 5 --<^y'^Tift 0 ^- 4 -^^(D-ft^D 5, 6, 9 - 

^ h^r^/l^jj?— /V- 1, 5 --O^y^Tif t°^-4 -^"^^^Wc^«i^5t^»J 

1 - 3 £[*H3Stelifcffs<S:?fV\ 5, 6, 9 - MJ ^^jU- 7 -tuVif^-yjV- 1 , 5 i 

^y^-Tif 4 -^->?r#fc 0 (iR^8 5%) 

'H-NMR P P m (T-feh^-d 6N TMS) : 6 2. 30-2. 60 (m, 2H), 2. 49 (s, 3H), 2. 53 

* (s, 3H) , 3. 07 (s, 3H) , 3. 20-3. 40 (m, 2H) , 7. 81 (s, 1H) 4 - 3 ) ^^TMt M&MMW 1-4 
}CTffiV^c6, 9 - 7 >V->$5r-s)V- 1 , 5 -^>y^Tif t° V- 4 

^(DftMi^ 5, 6, 9 - h U ^ fjV— 7 -^/V^^r ?yjV- 1 , 5 -^O-y^Tif 
^-4-^^SrfflV^^«SaatllJfe^Jl-4i:^I^gfef^S:^TV\ 5, 6, 9-hV 
ff-jv—l— (1' -oi^/v— tf^y— ;v- 5' itr^r-yftjviS— jv- 1 , 5- 

^<^y^-Tif 4 -^"^^t#fc 0 (lft^4 8%) 

1 H — NMR p p m (CDCI3, TMS) : 8 1. 47 (t, 3H) , 2. 56(s, 3H) , 2. 55 (t, 2H) , 2. 59 

(s, 3H),3. 15 (s, 3H),3.26(t, 2H) , 4. ll(q, 2H) , 6. 21 (d, 1H),7. 50 (d, 1H),7. 95 (s, 1H) 4 - 
AU&&MfiM&MMWl-5\Z.xm\<^6, 9-i?f?jV-7 - (1' -aL^,v-\f 
7^-5' — ^"^'>^7/WJff= JV— 1 , 5 -^O^y^Tif 4 -^XD'ft 

5, 6, 9 - h U * zf-As— 7 - (1' t°^y— /W- 5' -^/V) ^* 

df^/V/Jf^V'- 1 , 5 -^^y^-T-if 4 -^-^SrffiV^^^fifilatmfe^il 1 - 

5 £PTO£Slfts£T?TV\ 5, 6, 9-b!J^f^-7- (1' -fcKa 

/c 0 (M 7 1 %) 

1 H — NMR p p m (T-feh^-d 6 , TMS) : 5 1. 47 (t, 3H) , 2. 34 (s, 3H) , 2. 55 

(t, 2H) , 2. 55 (s, 3H) , 3. 18 (s, 3H) , 3. 25 (t, 2H) , 4. 09 (q, 2H) , 7. 37 (s, 1H) , 7. 43 (s, 1H) I R 

(K B r ) : 3450, 2975, 2950, 1660, 1630, 870cm" 1 (Wk^MMM 5 ) it^^i 5 
3|Itffi^fc6, 9-v^^vl^-7- (1' -m^vU— 5' -t Kn^-v't 0 ^/-^- 
4 7 — ^vo^/K-^- 1 , 5 -^O-y^-Tif t°^-4 -*-^<E>ftfc>9 t-M5t 
^Jfe^ij4-C#^n7c5, 6, 7- (1' -oi^vi— 5' -t Ko^> 

^7^-4' --f/W 5 -^^y^Tif tf^- 4 -^^SrJlV^ 

^tti^it^»J3 ^HHt(c^^frv\ 5, 6, 9-hy^^-/w-7- (1' 
yV— 5' — n — •^ > u^y^jV^=.jV^r^-y\f : 7 y— /p— 4' — ^ ;V) ^A'/K— A— 1 , 
5 -^<^y^-Tif \f>- 4 -^->^r#/c 0 (lRs£8 2%) 

'H-NMRppra (CDClj, TMS) : 6 1. 19 (t, 3H) , 1. 52 (t, 3H) , 1. 90-2. 30 

(m, 2H) , 2. 53 (s, 3H) , 2. 54 (t, 2H) , 3. 16 (s, 3H) , 3. 32 (t, 2H) , 3. 65-3. 90 (m, 2H) , 4. 23 

(q, 2H), 7.28 (s, 1H), 7.50 (s, 1H) IR (K Br) : 3550, 3000, 1680, 1560, 1400, 11 95cm" 1 

m^mmm 6 ) ^mem^mmw^^xm^^tcn-y^^y^^n-s^-^^u^^ k 
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f££fTl/\ 5, 6, 9 - b V&J-As- 7 - (1' -jai^/V- 5' - h Aoi^jX/W/fc 

3vM-^>t°y y— /V- 4' — $>jV&~A/— 1 , 5 --<^^/^Tif t°^- 4 
^^r#7c 0 O«8 0%) 

'H-NMRppm (CDC1 3 , TMS) : 6 1. 46 (t, 3H) , 2. 24 (s, 3H) , 2. 48 

(s, 3H) , 2. 37-2. 58 (m, 2H) , 3. 19-3. 36 (m, 2H) , 4. 06 (q, 2H) , 7. 18 (s, 1H) , 7. 40 (d, 2H) , 7. 64 

(s, 1H) , 7. 87 (d, 2H) I R (K Br) :3500,3000,1680,1560,1400,1195cm -1 (WO&MMM 

7) ik-&!®)7m&mmm4-?mhtifc5, 6, 9-bv ^^-7- a' -^jv- 

5' -t Ko^'>^7 , /-;l'-4' —- f/W) jfr/M^ /W- 1 , 5 -^<>y^T1f fc°V- 
4-st>0. 30g (0. 83mmol) ^^noi^yi. 6mll:^U t°!J 
*J>0. 11ml (1. 4mmol) £r#P;t, $ b fcv"^ a ^^-y-yj] Astf—jV? a U 
KO. 15g (1. Ommol) $r*Px.fc 0 m&^fi-e 8 BtRflSJS £ 1t\ SJ^T 

•v h^77^- ^ftMU 5, 6, 9-hy^^-7- (1' 

n^dri^^^7/V/^^/l/^-^^t°^y'— /v— 4' /V— 1 , 5-^^y^- 

T1?t°V- 4 -^-^0. 34g (J|XSjS8 7 %) £r#fc D 
[0 0 9 1 ] 'H-NMR p p m (CDC 1 3> TMS) : 8 1. 18-2. 0(m, 11H), 1. 44 
(t, 3H) , 2. 24 (s, 3H) , 2. 51 (s, 3H) , 2. 50-2. 71 (m, 2H) , 3. 22-3. 34 (m, 2H) , 4. 52 (q, 2H) , 7. 25 
(s, 1H) , 7. 58 (s, 1H) I R (K B r ) : 3500, 2950, 1800, 1680, 1560, 880cm" 1 (W&MM&l 

8) i\&m% 8-D ttisMt m&Mmmi - 1 tc-c^v^s. 8-^^^-/1—6- 

31 h^v'^/l'/tf—A'^j-j-y n-v'^— 4 —3ri/<D4Xt>Y) 5 — y n o— 8 — y ^A-— 
6-3: b^>;^7/l-^^yl-^ : -^-^n-v>-4-^^^fflV^^c^^«MitllW!ll - 1 t IrI 
#K:Jftf££:fTV\ 5-^nn-8-^f-^-6-x h ;Vi$.=-j\<— 4 - t 

^ y ^sf-y n-^y^fco (IR^8 9%) 

'H-NMR P P m (CDC1 3> TMS) : 6 1. 39(t, 3H), 2. 30(s, 3H), 2. 89-3. 02 

(m, 2H), 3. 14-3. 22 (in, 2H), 4. 39 (q, 2H), 7. 42 (s, 1H) 8 - 2 ) -<y?^ ^ifefc MjfegfeifcffiJ 
1-2 ^T^Wc 5 , 8 - v>y 5vl^-.6 -3i h^rSofc/l'tf^l' — 4 — t KodfW 5 7 
^^-y n-r^&fttfV 5 - y n a - 8 — t^/V— 6 — 31 h /v— 4 - t 

V\ 6 -y a p— 9 -y ^vP— 7 -3i h^r^/l^^A- 1 , 5 — -O-y^Tif fc°^- 
4-^2r#fc 0 (Jfcs£6 2%) 

1 H — NMR p p m (CDC1 3 , TMS) : 8 1. 41 (t, 3H) , 2. 54 (s, 3H) , 2. 60 (t, 2H) , 3. 46 

(t, 2H), 4. 41 (q, 2H), 7. 55 (s, 1H) , 7. 76 (bs, 1H) 8 - 3 ) jJUfoftfR mmmifoM 1 - 3 t^Tffl 
V^/c6, 9 ->>y ^A— 7 -31 b=3f v^/P/K— 1 , 5 — <^y^T-fc? t°V- 4 -;T 
6-^nn-9-^^-7-xhdry^;v^-;i/-i, 5 — <-yi/f- 
T^VZs- 4-*^&m^-ttSJLfttem&MM0i\l - 3 £l^tlfc:ifcf£3r?TV\ 6-y a 
13- 9 -y 7 -^7/UJj?^r^^- 1 , 5 -^<vy^Tif t°^-4 -^-^^#7t 0 

(i&m 7 9 %) 

'H-NMRppm (CDCI3, TMS) : 8 2. 40 (s, 3H) , 2. 58 (t, 3H) , 3. 69 (t, 2H) , 7. 11 

(s, 1H) 8 - 4 ) 3i;*7vWb MjtglMffi) 1 - 4 dTfflV^c: 6 , 9-vM^vl— 7-#A-tK 

1, 5--Oy^T-^t°V-4-^-^Sr^V^7 fc c:^{»3tll^J 
1 -4 £HM33K:J&f££r?fV\ 6-y D0-9-^;l/-7- (1' t°y y— 

A- 5 7 -^f/V) ^-^r^/P/K— /ix- l , 5-^y/f7ftV-4-M#f; 0 
(HX^S 4 8 %) 

'H-NMRppm (CDC1 3 , TMS) : 8 1. 45 (t, 3H), 2. 61 (s, 3H), 2. 62 (t, 2H), 3. 51 
(t, 2H) , 4. 14 (q, 2H) , 6. 27 (d, 1H) , 7. 49 (d, 1H) , 7. 77 (s, 1H) , 7. 90 (bs, 1H) 8-5) jBfeSjfc 
SSiiUJfe^l 1 - 5fclTJBV^6, 9-^7^1^-7- (1' -m=fvl— t 0 y y— /I— 
5' — </l0 A* jR—fr- 1 , 5 —^l/V^TTi fcTV— 4 —3rls(Dfot> V d N 
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6-^nn-9-^f/V-m(l' — jl^vu- t°^y'— /I— 5J^-^/^) ^^v'TJ/l' 
1 , 5 -^i^y^^^^r^- 4-;r^£fflV^^te§^bfe#iJ 1-5 £|^l*£ 

y*— /U-4' TJ^tft'— /l^-l, 5 --^y'^T-feffc: 0 ^- 4 -^-^^r#/c 0 (ifc 

$51 %) 

1 H — NMR p p m (T-feh^-dg, TMS) : 5 1. 46 (t, 3H) , 2. 57 (s, 3H) , 2. 57 

(t, 2H) , 3. 49 (t, 2H) , 4. 13 (q, 2H) , 7. 27 (s, 1H) , 7. 40 (s, 1H) , 7. 81 (bs, 1H) I R (KBr) : 

3350, 2975, 1710, 1640, 1380cm _1 m p . 209-211°C (M^MMM 9 ) ik^W) 9 9-1) jr* 
'sMk WkWti&W 1 - 1 MTfflWc5, 8 -'Jff-fr-G-x. Y^r^t>;v^=.;v^^ 
a-W— 4 —X-XOftfrQ - 5 - y ^vl^- 6 — TJ/^stf df-i'/l'^;*-^ n-?' 

^-4-^£/BVVc^te§^£§£M#U - 1 £l^&c:£fef£&?TV\ 8-^nn-5- 
y 6 -7J7l^>>M/- 4 - t Ko^W 5 y fUr? n^V^^tTho OR^ 7 

7%) 

^-NMRppm (7tfy-d 6 , TMS) : 5 2. 61 (s, 3H), 3. 08 (t, 2H) , 3. 21 

(t, 2H), 7. 81 (s, 1H) 9 - 2 ) ^< y ^ t ^jsfe MitHjfoffij 1-2 (dTffll^c5, 8 - v>y ^~ 
/u— 6 -3i h^f- ^^7/1^^-/1/- 4 - t Kndf-W 5 /^-^-y a-v^(Df^t3t) ^ 8 -y 
a a - 5 -y ^/U- 6 -7J/1/aK3^>/>- 4 - t Ko^fW ^ y n-^^^^V^fcJ^ 
^te#ig|f|»!|l -2 <t I^J^ff^fi 1 ^ 9-^B-6-^/V-7-*;^i/ 
/w- 1 , 5 -^^y^-Tif t°^- 4 -^"^?r^#fc 0 (WlOO%) 

l H-NMRppm (Tirh>--d 6> TMS) : 5 2. 55 (t, 2H), 2. 58 (s, 3H) , 3. 47 

(t, 2H) , 7. 86 (s, 1H) 9 - 3 ) ^ ^Mt mmmmM 1 - 4 fflV 6 , 9-v^^vl— 
7 -#/i//tf3rvvP- 1 , 5 -^^y^Tiffc 0 ^- 4 —sfrlsoftt)*) 9-yaa- 
6 —tf-fV— 7 -^/wKdr^i/- l , 5 -^^y^-Tif 4 -;T^£fflV^£W3: 

M3gH«Ji -4 9 -y a n- 6 -y^/l— 7 - (1' -31^- 

/P— If 7 y'— /W— 5' — ^f/W) ^^v^/l^— ;V- 1 , 5 -^<^y^T-^t°^- 4 — 
>-<H#fc c (Ml 0 0%) 

'H-NMRppm (CDC1 3 , TMS) : 5 1. 46(t, 3H) , 2. 60 (s, 3H) , 2. 61 (t, 2H) , 3. 52 

(t, 2H) , 4. 1 1 (q, 2H) , 6. 22 (d, 1H) , 7. 50 (d, 1H) , 8. 05 (s, 1H) 9 - 4 ) Wfofcl& Wk$m.m 

l-5^rffiV^7t6, 9 -v/y ^Vl'- 7 - (1' — bT^y*— /V- 5' fAO 

jj-df-i^yvstf— tv— 1 , 5 -^^y^-Tif tfv- 4 —>frls(Dftt>*) 9-yan- 
6-y^/l^-7- (1' \f^V~jV- 5' — f/U) ^^rv'Jfc/l'Stf— ^— 1 , 

5 --<vy^-T-^t°V- 4 -^>^^£fflV^ca^teM^Ji|Jfe^ 1 - 5 hnWZ.Wfe*: 
frV\ 9-^nn-6-^f;U-7- (l' -^7^—5' -t Ko^V^7 , /-/l'- 
4' /V- 1 , 5 --^^y^Tif t°V- 4 -^-y^#fc 0 (JR^5 

6%) 

'H-NMRppm (Tirh>-d 6 , TMS) : 6 1. 39 (t, 3H), 2. 34 (s, 3H) , 2. 57 

(t, 2H) , 3. 46 (t, 2H) , 4. 06 (q, 2H) , 7. 44 (s, 1H) , 7. 49 (s, 1H) (M&MMM 1 0 ) ft&lfo 1 0 
10-1) gUbJ£JS rftfl5(P 2-7^ ;-4-^PD^y/f7^/V5 g (2 7mmo 
1 ) «rxf i/y^ya-;i/3 0ml «ir7k2 Om 1 £(D^$E^tfcU zKSfcfc-*- h y y 
A20g (0. 5mol) ^^-C^Px.fe 0 SiH^UJtT, Jt££ Lfttf* <b 1 6 H#«|#P!Ktfg 
Sfc£rfTV^2 - 7 5 y - 3 -y a a^^-y^y— /V^^b/Co ^iat^^b^:^, 7K^ 
T7'n^l3. 76 g (2 7mmol) (10ml) ^ITLt 

x.7K^b^^b^-CpH^4^bfc^, I1^^^i^D;i^^£^{-J; 

/Co ^>iiTO07X®^^{c:-CpH^l fcbfctg. gm^/^tttibLfco SSS^f^ 

9*r«i$gj£Sr|&< - t Id«t t) g^5-^na-l, 4--Oy^Tv ; ^- 3 

4. i5g mm 7 7%) % &&mj&vo t i-xntco 

[0 0 9 2] 'H-NMRppm (Tirh^-dg, TMS) : 8 3. 51 (s, 2H) , 6. 90-7. 50 
(m, 3H),9. 10(bs, 1H) 1 0 - 2 ) 7'J -r/^ 7 77^ 5 - ^a p - 1, A—^^Vf- 
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7^y-3-ty3. 5g 5mmol) ^nnTt^ny^ K3g (2 

6. 5mmol) ^3 Om !^ h7^oox^y}^t, ^'^T^^-^A 

7. Og (52. 4mmol) £#P;tfc 0 7 5 °C^T*P^}f^ b 5 B#^f& Lfc 
tt, S^^^KTk^^SAL^nnAK/^A-CftahL/Co ^ n a */PAJi£ 2 StK^ bfc 

©5-^00-6-^007^-1, 4-^yy'f7v ? y-3-tV2. 74 g 
(i»5 7%) ^fife@JF^i: Lt#fc. 

[0 0 9 3] 'H-NMRp p m (CDC 1 ^ TMS) : 6 3. 49 (s, 2H) , 4. 61 

(s, 2H),7. 10-7. 50 (m, 2H),8. 11 (bs, lH) 10-3) j fy^ 5-^PP-6-^Pa7 
-fe^vl—1, 4-^/f7^-3-t>2. 4g (8. 7mmol) ^t°!i v?^4 

mii:jgj)¥U l. 5B#r^MM^bfc 0 ^^i^— ^ — {cj: 19 try v^^^bfc 

iMxfi/y^y =2— /n 5ml £tKi Oml t (Dm&Wifc&M U jfcgtffc;*/ y 
r>A2. 3g (41mmol) £r#P £ 7 0 - 8 0 °ClCX 2 . 5 B#P H lM}f bfc Q 

^tiS/V—S—fuu—l, 4--<y/f7^y-3-t^l. 3g (J|X^6 1%) 

[0 0 9 4] 'H-NMRppm (CDC1 3> TMS) : 6 3. 45(s, 2H) , 6. 80-7. 50 

(m, 2H),8. 25 (bs, 1H) 1 0 - 4 ) ^?y^yy^ ^feHJfc 6 -#/l^=*r -yjV- 5-? u 
n— 1, 4-^y/f7i/>-3-tyi. 2g (4. 9 mm o 1 ) Srtert — T5/1^T 
/V3-;H5mlC^tU ItltC 1 -xf 5 - k Ko ^ Vt°7 /-/VO . 66 g 
(5. 9mmol) t N, N-v'v'^p^v'/V^^; Fl. 2g (5. 8 mm 
o 1) ^*D^, ^i&"Cl BWJf^Lfco »^A0. 5g (3. 6mmo 1) 

aJrv/t^/- /V— 4' --f/k) 4-^y/f7^y-3-ty0. 
9 9 g O&^s 6 0 %) £#fc 0 

[0 0 9 5] 'H-NMRppm (CDCI3, TMS) : 5 1. 45(t, 3H) , 3. 50 

(s, 2H) , 4. 10 (q, 2H) , 7. 10-7. 65 (m, 2H) , 8. 10 (bs, 1H) 10-5) X/Uft—Mt 5-^oo- 
6- (1' -t Ko^r^t°7/- /V— 4' --T7U-) ^/l^^nyU— 1 , 

4-^yf7^y-3-ty0. 5g (1. 4 7mmol) ^fift^^lOml 
i:7X 1 Om 1 h<om&WLK$&& U y ^AO. 2g (1. 4 7mmol) SrflPjt 

fcm. n-/p^y^/l/*^^0 7^ KO. 29g (2. 0 5 mm o 1 ) irftfe^fi© 

^i^-cttttJU ^t:^^i/^ji^^7K^-7- h y ?^-cM£*S, ^— i^J; D 

/^:-.dr-^^=l : 1) izX it*@WW5 Q' 

A--5' - n — 7°o^y7;l/*- AoJ-df-v'fc^ 4' —>f/U) $)/Vrfi=. jV— l , 

4 — iyy'f7^-3-^yo. 5 2g (W8 0%) 
[0 0 9 6] 'H-NMRppm (CDCl 3 , TMS) : 5 l. 18(t, 3H), l. 52 
(t, 3H) , l . 90-2. 40 (m, 2H) , 3. 50 (s, 2H) , 3. 65-3. 90 (m, 2H) , 4. 22 (q, 2H) , 7. 09 (d, 1H) , 7. 35 
(d, lH),7.49(s, 1H),8. ll(bs, lH) I R (K Br) :1690,1555,1385,1180cm" 1 (M&MM 

mi 1) 1 11-1) mtKit^ m^^^m (Buii. chem. s oc . j P n., 

56, pp. 1255-1256 (1983)) \Z. «fc Q bfc 4 - i7 n n - N- t< ^vl'- 2 (3H) 
/f7/o^l. 28 g (6. 4mmol) ^xf uy^y n-/y5m 1 tTkl Oml 
£0^&K#tfeU TKBftfl^h y ?A5. 2g (0. 13mol) £MT^P;ifc 0 

t7x7 — /l^-£^cbfc 0 ^i&fc&Jft bfcliL 7K^T^o^@^^8. 9g (6. 4mm 



http://www. ipdl. jpo-miti. go. jp/Tokujitu/t jitemcnt. ipdl 



27. 09. 00 



Seite 20 von 23 



0 l) <D^#y—/i>&m (W) SriBTLfco 3 mi\W^t'^k. 

^ — m<fc 9 *¥0>*SjK£©iWto ?«(-zk^0;OK^b&^<b^^pH£4K:b7c: 

thy ^A-cisfiib^, ^i^sffw"-^— tc:«t 9^r«i^^< ^mj;!) sw©5- 

4--<y/f7^y-3-^y0. 93g (HW6 8%) £ 

[0 0 9 7] 'H-NMRppm (CDC1 3 , TMS) : 8 3. 36 (s, 2H) , 3. 44 

(s, 3H) , 6. 90-7. 45 (m, 3H) 11-2) 7!) — =t>V9 7 7 ^MJS 5-^nn-4-^ t/l— 
1, 4-^yy'f7^y-3-^-y3. 3g (15mmol) ^nn7tt^^D7 
K2. 58g (22. 8mmol) ^2 0m 1 ©Z^{b^*(C^?L, MTfiftT 
;K^^A6. lg (45. 7mmol) &1JUx.tc 0 7 ^RgAQf&igSfc bfcfK Rfc®)* 
*Mc t H£&Ab^nn/jvW>,-CjfcffiL;fco 7 o o ^yUAjf^ 2 HJtK^ b/cfL MtK^^ 

D-6-^on7tf;V-4-^f;V-l, 4-^y^f7^>-3-ty2. 6 5g 

(ir^6 0%) *n&&mi&®b Lttifco 

[0 0 9 8] 'H-NMRppm (CDC 1 3 , TMS) : 8 3. 40 (s, 2H) , 3. 45 

(s,3H),4. 62(s,2H), 7. 20 (d, 1H), 7. 46 (d, lH)£fc, S'J^^^"CfeS 5-^nn-8-^n 
p7W-4-^f;l/-l, 4-^y/f7v f y-3-t>'0. 9g (JR^2 0%) 

[0 0 9 9] 'H-NMRppm (CDCI3, TMS) : 6 3. 25 (s, 2H) , 3. 39 

(s, 3H) , 4. 65 (s, 2H) , 7. 40 (d, 1H) , 7. 61 (d, 1H) 11-3) *ls?m& W^MW 1 0 - 3 id 
*5V^T 5-^au-6-^n n7tf^- 1 , 4 -^y/f7i?y- 3 -;t>tf)ft;b<9 
5-^aa-6-^PP7tf;I/-4-^t;l'-l ) 4-^y/f 7> i >'-3-t 

00-4-^^-1, 4 -^y^/tt^y- 3 - ty^lfco (i|x^6 2%) 

'H-NMRppm (CDCI3, TMS) : 6 3. 41 (s, 2H) , 3. 44 (s, 3H) , 7. 30-7. 90 (m, 2H) 

11-4) % v^v tefej^js igjtj&sfeflii io-4 m^vnt 6 -#7i^>v- 

4 -^y^f7v?y- 3 -t^cDft^o 9 6 —•fjjVU^^-yfV— 

5- ^nn-4-y^- 1, 4 ^X/V^T v^- 3 -t^^rffl V ^c^^tt^itHJfe 

#ijl 0-4 £I^Hfct&f££:?Tl/\ 5-^nn-6- (1' -^c^/^-5' -tKo^> 
f^y'— /U-4' ^^^=-71—4-^^-^-1, 4-^/t7^-3-t 

>-£#7c 0 (l«66%) 

'H-NMRppm (CDC1 3 , TMS) : 5 1. 53 (t, 3H) , 3. 40 (s, 2H) , 3. 45 (s, 3H) , 4. 10 

(q, 2H), 7. 10-7. 65 (m, 2H) 1 1-5) X/l'&~Mk ^Mffl 1 0 - 5 K$5\/^X 5 - ■? v u - 

6- (1' -tKn^^t°7/-/V-4' -^/V) jfr/l'Jtf— /U- 1 , 

4 y'f 7 -y>- 3 - tvoft^ ^ 5-700-6- (1' -^^vi^-5' — 

t Ko^'>'f7>' k -^-4 / — i fV) 4 — ^ =^)V- 1 , 4-^y^f7i? 

3 -;t^£fflV^cJ^te§^l*l«iJ 1 0 - 5 t mm^m^ff V\ 5-7dd- 
6- (l' -rc^vw-5' - n — -fu^l/* jvfr 7 1/— ;v— A' —4 ?V) 

■fy,VT$.^;v- 1 , 4 -^ym^y- 3 -^-^Sr#fc 0 7 1 %) 

'H-NMRppm (CDCI3, TMS) : 5 1. 18 (t, 3H) , 1. 52 (t, 3H) , 1. 95-2. 30 
(m, 2H) , 3. 41 (s, 2H) , 3. 46 (s, 3H) , 3. 60-3. 90 (m, 2H) , 4. 23 (q, 2H) , 7. 13 (d, 1H) , 7. 45 
(d, 1H), 7. 47 (s, 1H) I R (KB r ) : 3400, 2950, 1690, 1550, 1390, 1180cm"' (M&MMffl 

1 2) 1 2 12-1) ^y^R^ jgjti 11-2 -?m$if&Mt bT#ib;ft/c 
5-7PD-8-7 nn7tt^- 1 , 4 -^yyf7^y- 3 —UrS 
0. 9g (3. lmmol) £ t° V i» 2 m U 2 Bt^M&t^ bfc 0 

V) fc°y v^£®5feb7tiL a^Sr^tl/>-^y Om 1 <t7K5m 1 

kom&mcmm u tkk^* y o. 4 g (7. lmmoi) ^D^sottt 
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2. 5&?miJumwtw^tco tj^M*. Rjfcm^7ks ^^n^jv^jmky^m^^^^^^ 

5fe"t"S rit'l^O 8 -TJ/Wj^vv^- 5 — ^ ao-4-^f;U- 1 , 4 —^isVf-T 
i/l/- 3-^-^0. 58 g (4X^7 3%) 
[0 10 0] 1 H — NMR p pm (CDC 1 3 . TMS) : 6 3. 31 (s, 2H) , 3. 40 

(s, 3H) , 7. 36 (d, 1H) , 7. 83 (d, 1H) 12-2) ^y/yy^ fefiEJKJfc l^lgffiflil 10-4 
{^joV^T 6 -jjjVlf^i/jV- 4 -^yfT^V- 3 

td x 8 5 — ^ ci p - 4 — 1 , 4 -^yy'f7^>- 3 

^fflV^/c^ttM^»!Jl 0-4 bmm\Z.mt%m\ 5-^nn-8- (1' 
^VV— 5' - t Ft3^v't 0 7/- yV— 4' — >f^) ^7/>2ffc=. 4 — ;>< ^v> — 1 , 4 — 
^^y'^-T^V- 3 -^->^f#fc 0 (Jfc^7 6%) 

1 H — NMR p p m (CDC1 3 . TMS) : 5 1. 46 (t, 3H) , 3. 26 (s, 2H) , 3. 44 (s, 3H) , 4. 09 

(q, 2H), 7. 46 (d, 1H), 7. 49 (d, 1H), 7. 61 (s, 1H) 1 2 - 3 ) ^jVfc—Mk W&^WR 10-5 
(djoV^T 5 — 9 n u— 6 - (1' — :x^vi— 5' -t Ko*'>^7 , /-/l'-4' -4 
JV) jj }Vi$=-;V- \ , 4 -^>-y 'fT^- 3 -^*^Of^t?«9 i£ 5 n a - 8 - 
(1' -t Kndri/t°7y'-;V-4' %/ls7$=- As— 4 - * =f- 

4 -^y/f7-^y- 3 -^-^^fflV^7t^«Mitll»!J 1 0 - 5 £ I^BStCife 
f£&fTV\ 5-^0P-8- (1' -^c^/lz-5' - n —-fu'^^iV-fc—Asilr^sV 

7^-/v-4' -^/^) ^7/>7j?^/u— 4 -^c^vp- 1 , 4 —^•y*S s $-T 3 

^r#fc 0 mm 7 1 %) 

^-NMRppm (CDC1 3 , TMS) : 8 1. 17 (t, 3H) , 1. 53(t, 3H) , 1. 90-2. 35 

(m, 2H) , 3. 26 (s, 2H) , 3. 44 (s, 3H) , 3. 60-3. 85 (m, 2H) , 4. 24 (q, 2H) , 7. 42 (s, 2H) , 7. 68 (s, 1H) I 

R (KBr) : 3400, 2950, 1690, 1550, 1390, 1180cm" 1 tf&gfflUMW) 

^±M) 9 7S*^ N Zf-mft&Mt L-CT^wy-;^^ytt (|£in B p£ : 

mmvkM (y;^^8ooA, ^^{^ittt^ai) 1. 5iis^^-i* 

[0101] ^©7KfP^JffitB^9 0mmUt*$£Wit&W 1 Ofii^^i^— {C^^ 
LT*ft^;ft,Bfcma!l£r^fc„ ^fc^MJttt^i: LT, TfS-fb^ (A) £/BV\ l^ftl 

[0102] {b^#J (A) : li^iWO 9 3/1 8 0 3 1 -5§-£^f5*c<ZMt^#J [fls 1 
7] 




(2) ^msft^x {«m*^*u^*2i^^)**3J:m«^*©s^«, nmmmtim 

/Co 

[0103] agjf-M aM^Sit (%) 

0 81 — 1001 61-8 0 2 41—603 21—404 1 — 205 0 fN&HSW 

JSMJS&att: (%) 

- 1 0 0+ 95 — 99+ 90 — 94++ 80 — 89+ + + 0 — 79 (3) £#jf£!^ 

(iiit^I^, ^^#-^-i*5J:U«3-9(Z)^^j;mt:^ (A) ) 
«3±te±^^7t*L/c 1/5 0 0 0T— /K^y^/VTK^y h}^ T 

Wh^, -r^-r^x^ r^f-y ^y = p^ik y t^co^a^-^jit/h 

y-rx\ ^©if»iL, s±^s Jbts (1) •v&itffifemov&mvi&Tkiz. 
mmvx±mmm^— KBM&Lfco *<d&, tMrt ^ l w 200s cii a 
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[0 105] &4<Dl&mfrh. &&W<Df&&fflt± s h^nai', X jo <fc 17 * i£ 

[0106] (4) %imm. mm^mt&mfrWL. it^-mm^i^^m^i \<o\\& 
yoioxmt&w (a) ) 

'MM±m$:fitM^± 1/5 0 0 0 7- 7W>!7^^7j? y Mcl N -r^-t\ ^3 

itffifem<DfeMffl&7k\z.mmL2 o o o y ? b/^/^^-^iBia©^*^^^ 
%o^<Dmw& (2) ©^^v^jjgLyto ^m^^5(c^-r 0 
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[0 10 8] ^5©jgm^e>, ^SBK^fifrftfUrau h^^n=t->, !7^:}oJ;l>*tf- MC 

[0109] ( 5 ) (rSTki^^S^, it^m^^r 3 ~ 8 46 XXf 1 0 *3 J: If 

1 1 ^b^&^Wb^ (A) ) 

1/1 5 5 007-/KD«g/Kj/M^ffl±i^fSft, ie/i^/t^ -T^^^/W, 

com, mm<Dmmmz.±m (D xm^^m^m^m'&mi^mz.m-mr^x^ 

(2) ©Sllctv^JieLfc. if^6l:/Tto 
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n.d = tfflBH£"T( net detected 



[0111] m6<Dmmt>*tb. ^mmcom^mn. ixm.^mm^i&'mmxm^m^ 
(a) &M$hM:&&ix^z>zb&t>frz> 0 

[0112] 

xh bv*v = iste¥<nmm&ftmz.tti,xmws:R&&-r, ^^m-m^&xxfjzmm 



http://www. ipdl. jpo-miti. go. jp/Tokujitu/t jiteracnt. ipdl 



27. 09. 00 



